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Preliminary results of a vertical sounding of the ionosphere . 
above Tadzhikistan,. Biul. Inst. astrcfiz. AN Tadzh. SSR no.33: _ 
3-11 162. (MIRA 17:11) 
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VOLOVGHENKO, I.; METELEV, V.; BANNIKOV, Ne; "LAPIDUS, M.3; MOROZOV, P.; 
RUBTSOV Ma BATSANCV, Nw3 PRYANISHNIKOV, D.N., akademik; 
TULAYKOV, N.M., akademik; ” REREZIN, I.A., red.; AVDEYEVA, 
V.A., tekhn. red. cone 


(Strong crops] Moguchie kul'tury. Moskva, Sovetskaia Rossifa, 

1962. 222 p. (Truzhenikan sela — ob intensivnoi sisteme : 

zemledeliia, no.2) (MIRA 16:9) 
(Field crops) 
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NIKITSKAYA, Ye.5.; RUBISOV, Mult. 
Ff (bil 4nyl)-pyridine in the presence 
Hydrogenation of 4~ Bai “dicarbethoxyv nyl)-pyridine in 
1-skeleton cata st. Zhur.ob khin.26 n0.1123119-3123 N'56. 
of the nickel-ske ly . Po (aia 30:1) 
1. Vsesoyuznyy nauchno-i issledovatel'skly Khimiko-farmatsevticheskiy _ 
Anstitut iment 5 Ordshonikidze. 
(Pyridine) (Hydrogenation) 


Fa Nao TR Se a a a ET ek 


APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830001-5" 


AEPROVED FOR RELEASE: 08/22/2000 CIA-RDP86- rhe ea webu 2 


SSO st en tas > 1° aR FD Ce ES SP BR TV RESEND cae 

ve as 63000/003/001 ee 
os oan: ‘sonal / a1 1/004 oes 
AUTHORS: Gaittae a. a. Candidate . of Phyaics and Matbewation, cee - 
ee abtoor, Me. J. Tey Phystoist, Ryshmanov, Yu. M., Phyotetes i ee 

i dete ieee E.p.r. spectra in silicate glaades containing taree-vatent oe 
fae Raue: Sitenien oy ; ere 
PERIODICAL: Steklo 1 ernie, ne. 3, 19635 4 Nev . ‘ : : a 
EXT: Phe enp.r.. ‘apectra of soee. ‘silicate: ginasse oentainin seg ane 

eS Tid, were taken at hae ané. 430 Me/sec. © rete ‘ 7 re "hg 

cacaeerares |} od may ave = on Nef see RS ees 

_ ae he “Wyoeret.:: a ee oerst. - g ey Le eke 

Waua bidet soon TPK factor _soahe we Pistoe : be is = 

mstg Ce er nee Fe 

cig ee - a 19 aa Reet 

519 AGE : EAS Beere Cy Eee 6 ees COS. Sn Se 

W519 20 PUPA hg ee See 

A rio.6 ee o 465 ree 5 4.9 = ead - ~ , i ae 

‘no. ee Ute -: i a Tr we ee - i 

card UE AOL ce de cd te RE a I 

a ca ae eg Se 


APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830001-5" 


_BEEROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830001-5 


Ete RaSics SAE aR ER Sete seats GE SS eT: Ih Bath BE “EES ALFA VIS eae ee OD CSTE SA SSE TIAN MATER NRE Ee oe 


"Esper. speotra in silicate clnoses «+. -. BIO rage ne 
oe ae oi Te = 7 a 3 Spee ee St : - id 
<. It was found in,an eorlier paper (2hSTF, 1960, v.39) that superaoo) od i 

_. golutions of 219% compounds have similar eep.F. spectra. It fs pid. 
- therefore concluded that when the glosa is melted, the Ti4* is partially | a 


reduéed to TL*, In M-5t9(H-519) glase the oatabedral orystal £1614. 
_ formed by six oxygen atoms, splits the five-fold orbita) level of Ti 
"into an upper doublet and a lower triplet. fhe low-syemetry fields pre ; 
' dneed by distortions of the oxygen. octahkedren and by particles ef the | 
‘second sphere of coordinates split the orbital triplet into s lever cee 
* ‘ginglet and doublet. Since the. narrow @opere Line in M-519 glass 
> ‘gontaining 15% Ti0, is observed even at room temperoture, the valine a i 
of. the splitting of the orbital triplet sust be rather high. The . | 
. |: wegonance line at 450 Mc/aec in giausea containing 105,9G ond 208 #10, | 
“'' 2. $9 observed only at 71°K. This ia explained by the fact that ia this 
vot.) @aee the 1°" tons are in a symmctrio ficld and the e.per. line becomes 
1) go wide at room temperature that it cannot be observed any gore. 
' “strong broadening of the Line at 9320 Mo/aec fe explained by the 
' presence of two local fields. This causes os superposition, leading te | 
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GARIF'YANOV, N. S., kand. fiz.-matemat. nauks RUBTSOV, M. I., fizik; 
" RYZHMANOV, Yu. M., fizik ee re a, 


Electron paramagnetic resonance in silicate glasses containing 
trivalent titanium, Stek. 1 ker, 20 no33:11-12 Mr 
ae wo -* (MIRA 1624 


1, Fiziko-tekhnicheskiy institut Kasanskogo filiala he SSSR 
(tor Garif'yanov), 2. Saratovskly filial Instituta stekla (for 
Rubtsov). 3.- Institut organicheskoy khimii AW SSSR (for 
Ryzhmanov), sar ge ee re 


(Paramagnetic resonance and relaxation) _ 
_ : (Glass) (Titanium) © 
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PAVLOV, Ivan Petrovich, prof. Prinimali uchastiye: TATARINISEV, A.S., 
prof.; VIDENIN, K.F., dots. RUBTSOV, M.I., dots.; YERMILOVA, 
A.A., dots.; BYKOVA, M.G., wea a, 


{Breeding and seed production of vegetable crops | Selektsiia 4 
semenovodstvo ovoshchnykh kul'tur. Moskva, Sel'khozizdat, | 
1963. 279 pe (MIRA 17211) 


1. Plodoavashchnyy institut im, I.V.Michurina (for Tatarintsev, 
Videnin, Rubtsov, Yermilova). 
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- SOE Se SESE A ek Ee aes CREE Sen eee BSA FES 9 SORA De SL SSE AEE SeHRRiEe. a 
RUBTSOV, M.I., dots.; YERMILOVA, A.A., dots.; CHEREPOVA, 0.M., kand. va abd: 


sel'khoz.nauk; SKRIPNIKOV, Yu.G., dots.; DOROKHOV, A.A., kand. .. 
- gel'khoz nauk; LITVINOVA, M.K., assistent; MUSTAFIN, A.M., pre- 
-podavatel'; PESHKOV, V.P., red.; POPOV, V.N., tekhn. red. 


(Growing vegetables in the Central Chernozem Region of the 
U.S.S.R, ]Vyrashchivanie ovoshchei v TSentral'noi chernozemnoi 
zone SSSR, Tambov, Tambovskoe knizhnoe izd-vo, 1962. 110 p. 


veces he eg en 


Bea gf tMIRA 16:2). 

1, Sotrudniki kafedry ovoshchevodstva Michurinskogo plodoovoshch- 
i nogo instituta im,I.V.Michurina (for all except Peshkov, Popov). 
oe, (Central Chernozem Region--Vegetable gardening) se 
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"Fundanentals of the Growing of Seedling Tomatoes in Sheltered Ground Warmed by 
Stean,"' Cand Agr Sei, Hoscow Order of Lenin tericuluarat Acad imeni K, A. Timiryazev, 
Moscow, 1955. (KL, No 16, Apr 55) 


SO: Sum. No. 70k, 2 Nov 55 - Survey of Scientific and Technical Dissertati ons Defended 
at USSR Higher Educational Institutions (16). ; 
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(SSE EERE EA RNC NY ce Sea 


a $ h is 
TSOV,.M.K.; YELIASHVILI, A.I., inzh.; PASHCHENKO, I.N., inzh.; 
ata inzh.; MERKULOV, Yo.M., inzh., obshchiy red.; 
GOLUBEVA, I.A., red.; USHKOVA, M., tekhn. red. 


Se eee ee ,] ‘Prosteiehie sposoby 5 7 i<. 
(Simplest methods for making bricks] Prosteishie sposo ak cee 
izgotovieniia kirpicha. Moskva, 1958. 69 p- (MIRA 12:8), 


1. Russias (1923- U.S.S.RB, ) Ministerstvo sel'skogo khozyaystva. — - 
Upravleniye kapital'nogo stroitel'stva. 


(Brickmaking) 
Se ea ae Sa a a aes Lo 
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RUBTSOV,: M. K. Cand Agr Sei -- (diss) "On fhe Levelse! “We 
2fUA ays ; Dereretoy apie 
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ponte Pregnant and Dry Cows." Mos, 1957. 22 pp 22 cm. (Mos 


Order of Lenin Agricultural Academy im K. A, Mmiryazev) , 120 ae 


copies (KL, 26-57, 211) 
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1'skokhozyaystvennykh nauk Gans 
nase an a ‘ (oakva) BELYAYEV, G.S., ekoncutat Woskre) 
ion, erties 
Pressing problens | of agricultural electrificat, on “Cu oe: 6) 


no.6:1-5 Je 162. 


(Rural electrification) 
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eee Animals, Cattle . 
Abs Jour. Sec ea oe 
2 Ref Zhur-Biol,, No 3, 1958 apa alae 
7 ’ 12067 


“Abstract 
* hay each 
| a Pesult of the"? fo 4.6 keg of a 
| 51-44 ete Period inegment, the live mtrates, Ag 
ot ~ 42-56-53 7 tCheased in ai] 6, Melht oF coms: 
after Calving a aE; Pespectively; eae &Poups see 
cog eased by 77-89-87-7435 th day 


iat) 
i) 
yo] 
4 
< 
fe 
2 
(oy 
ra 
oO 
Hy 
= 
3 
3 
@ er 
na 
ct 
a 
.)) 
ie) 
je) 
aj 
fe) 
ra 
co 
ie 
cams 
{e) 
ra 
= 
n 


TOOt~sila 
; &e Pation w 


Card 2/2 


APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830001-5" 


"APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830001-5 


a ng 


— ee Se 


SHEVCHENKO, A.S.3 KAVUN, P.K., red), sRUBTSOV, M.K., red.3 PROKOF/YEVA, L.N., 
tekhn. red.. eg ee ee : 
(Corn; make way for extensive exchange of ¢xperience] Kukuraza; dlia 
obmena opytom dveri shiroko otkryty. Izd.2., dop. Moskva, Izd-vo 
sel'khoz. lit-ry, zhurnalov i plakatov, 1961, 413 p. - (MIRA 14:10) 
. (Corn (Maize)) Pret iia 
ee ee Ee eee ee ee ee 
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-NIKITSKAYA, Ye.S.; LEVKOYEVA, Ye.I.3 USOVSKAYA, V.S.5 RUBTSOV, MV. 


Synthesis of 7-hydroxy--9-me thy1-3,9-diazabicyclo (3,3,2] nonane 
ae done of its derivatives. Zhur, org. khim,'1 no.12174-182 Ja . a 
'65. ; . “(MIRA 1825) 902°: 


1. Vsesoyuznyy nauchno-issledovatel'skly khimiko—farmatsavticheskiy institu 
imeni S,.Ordzhonikidze, _ 
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iF + RUBTSOV, M.V. 
MIKHLINA, Ze.Yo.3 VOROBIYEVA, V.Ya.3 SHEDCHENKO, V.1.3 RUBTSOV, M 


Stryeture of }-quinuclidinone rearrangement products eccorssve cs aes 
; - the Schmidt and Bechrann reactions. Zhur. Org. khin. (MIRA 16:13) 7 
no. 7213361337 JL 165. , eres 


'eki khimiko-farmatsevticheskiy” ae 
5 gnyy nauchno-issledovatel'skly ! 
eeuuic ee S Ordzhonikidze 4 Institut khimii prirodnykh 
soyedineniy AN SSSR. 


5 | 
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5(3) a ek ee ee ee oe 
“AUTHORS: ~ Mikhlina, Ye.» Ye.,-Rubtsovs Me Lacommntr” SOV/19-29-1-50/83 


RTPLE: synthesis of 3-Oxy-3-alkyl(ary2)-quinuelidines and Their Ssters 
ie (sintez 4det3-alkil ~aril)-khinuklidinov i ikh efirov) 


PERICDICAL: Zhurnal obshchey khinit,'1959, Tol 29, Wr 7, pp 2337-2343 (CSSR) 


ABSTRACT: Rubtsov and coworkers demonstrated in earlier reports (tefs Pr’) ees 

that some 2-mono- and 2,3-disubstituted quinuclidines are of 
high biological activity. With the object of exanining the less 
investigated 3-substituted quinuclidines, the authors carried 
out the synthesis of a number. of Z-oxye3-alkyl(aryl) 0 
quinuclidines and their asters. For the synthesis the authors 
used quinuclidone-3 ‘which gave compounds (I) by reaction with 
organo-magne sium compounds. In some. instances the tertiary 
alcohols were obtained in considerably higher yields by the 
use of organo-lithium compounds. Thus, the reaction of : 
quinuclidone-~3 with methyl-nagnesiua iodide yielded 27% a 
3-oxy-3-nethylquinuclidine, while the yield was 81% when methyl-~ 
Jithiun vas used (Scheme 7). The conversion of the compounds (I) 
into the esters (II) was effected by heating the corresponding 

: tertiary alcohols with acid chlorides. The test results were 

Card 1/2 attained when chloroform sclutions were used for the reaction. 
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Synthesis of 3-Oxy~3-alkyl (aryl )-quinuclidines 80V/79-29-7-50/83 
and Their Esters ot cot ace as : 


On heating (Id) fer‘some time with acid chlorides without a 
solvent the compound (IIIa) was obtained instead of the 
corresponding esters. The ready transformation of (Id) to (IIIa) 
induced the authors to study the effect of other desiccating 
reagents on the quinuclidines (I). Por this purpose thionyl 
chloride and sulfuric acid were used. It was found that (Id) on 
short: treatment with thionyl chloride (15 mol) gave a mixture 

of (IIIa) with 3-phenyl-3~chloroquinuelidine which was difficult 
to separate. Heating this mixture with aiccholie alkali hydroxide 
yielded (IIa) only. On heating (Id) with.70% sulfuric acia (Id) 
gave (IIIa) in 90% yield. The substance (Ia) remained unaffected 
by heating with 70% sulfuric acid, but became completely — 
resinous with 80% acid. On heating (Ia) for a short time with 
thienyl chloride (equimolar proportions): in benzene (IIIb) was 
formed (Scheme 2). The esters of the Zmoxy~3-alkyl(aryl) 9 
quinuclidines have slight pharmacological activity, 

There are 6 references, 2 vf which are Soviet. 


ASSCCIATION: Ysesoyuznyy nauchno-issledovatel' skiy khimike-farmataeytiche skiy 
eo institut iment S. Ordzhenikidze (All-Union Scientific Chamico-phar~ 


SUBMITTED: Mey 15,1958. : 
Card 2/2 . DEES 


naceutical Research Institute imeni S. Ordzhonikidze) 
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RUET SOV, 4M. 


: an SOV/122-58-5-25/26 
AUTHOR: Podurayev, V.N., Candidate of Technical Sciences, Dotsent .. 
TITIE: | Inter-Vuz Conference on Technology = 9 =: > Ree ere 

eee (Mezhvuzovskaya tekhnologicheskaya konferentsiya) 
PERIODICAL: Vestnik Mashinostroyeniya, 1958, Nr5, 

a ei ot py Ba (USSR) |. a eta eee 
ABSTRACT: An inter-vuz::.. ,conference tork place in January, 1958 
- at the MVTU (Moscow Technical University) imeni Bauman , devoted 

to manufacturing problems in the engineering and instrument 
industries. 22 universities and representatives of research 
institutes in the main engineering and instrument branches took 
part. Over 50 papers were read. The: following papers were 
devoted to the state of knowledge of the theoretical foundations 
of production engineering. "The Basic Trends of Development. 
in Engineering Manufacture" by Satel Ye.A., "The Fundamental - 
Theoretical Problems in the Development of Casting", by,»Rubisev, 
Min., "Current Problems of Metallurgy and Heat Treatment of 
Metals" by Sidorin, I.I.,.Professor, “Accuracy and Inter- 
changeability in Engineering" by Prof. B.S. Balakshin and 
"Present State of the theory of Plastic Deformation in Press- 
forming Manufacture" by Ye.A. Popov, Doctor of Technical 

Sciences. In these papers, the main attention was devoted to 


. Gard 1/3 
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Inter-Vuz Conference on Technology - 


| $0v/122-58-5-25/26 


manufacturing methods which could be performed py small, light, 


universal and economic plants. 
of improving the life: 


theory of interchangeability of 


opments in the several branches 
connection with topical manufac 
Widespread automation and ‘overa 
were discussed in the following 


 *The Configuration 
— Card2/3 
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in Automatic Welding" by Nikolayev, G.A., Professor 
flember of the Academy of Architecture ‘and Building .:°: 


and Classification o 


new production methods capable 
of machine components are needed. 
trends of increasing power of machine tools, greater expansion 
of high-speed manufacturing processes and the neéd to ensure 
the greatest precision in manufacture were emphasized. The 


The 


machine. components requires 


further development primarily in its application to pneumatic, 
hydraulic and electrical elements. 
inadequate use made in the theory of manufacturing methods of 
modern achievements in science was deprecated. 


‘In several papers, the 


‘¥urther devel- 
of engineering science needed in 


turing problems were indicated. 
11 mechanisation of manufacture 


"Trends of. Development 


papers: . 
: Corresponding 


’Phe Automation of Manufacturing Processes in Engine ering" by 
Prof. G.A. Shaumyan, "The Part Played by Electronies. in the 
Solution of Automation Problems” 


‘by Kugushev, A.M., Professor, 
f£ Automatic Production 


CIA-RDP86-00513R001445830001-5" 
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Pe a ge , - gov/122-58-5-25/26 
SG ‘Inter-Vuz Conference on Technology Oa oN 


Machines and Their Basic Elements" by Prof. S.I. Artobolevskiy, 
"The Basic Trends of Development in the Theory of Automatic — 
Regulating and Control" by Solodvnikov, A.V. Professor, "The 
Application of Blectronic Devices to. the Programme Control of 
Metal Cutting Machine Tools” by B.V. Anisimov. In the present 
state of its development, automation must ensure not only an . 
increased productivity of labour but also a high accuracy in 
the performance of ‘its individual operation and the constancy 
of its properties -in time. Problems of the evaluation of the & 
economic ‘effectiveness of introducing any form of automation 
under given manufacturing conditions must be further elucidated: 
The flexibility of automated ‘production should be given 

- attention. The problems set by these developments must be 
solved to an increasing degree by the methods of automatic 
electronic regulating and control and by programme control 
systems. 1 anf 


‘Gard 3/3. i. Industrial Production--USSR 2. Engineering--USSR 3. Instruments 
--Production ea 
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"PIPL: Aminoacids of the Quinuclidine Series oa ES 


(Aminokisloty ryada ‘khinuklidina) | 
PERICDICAL: Zhurnal obshchey khimii, 1959, Vol 29, Nr 1) DP 2343-2348 (ussR) 


ABSTRACT: - No data on the synthesis and biological activity of the above~ 
mentioned acids is given in publications. The following amino 

acids were synthesized in this investigation: o-Aminomethyl- 
B-(quinuclidyl-2)-propionic acid (III), Bi -(quinvclidyl-2)- 
f-aminopropionic acid (VII), and 3-aminoquinuclidine~2-carboxyls 
acia (XII). (I) was used as an initial compound for the 
preparation of (III)(Ref 2)(Scheme 1). The Knoevenagel conden~ 
gation of the aldehyde (I) gave (II) in quantitative yield. The 
hydrogenation of the double bond and the cyano group jn (iI) 
was effected withthe Pt catalyst according to Adams and was a 
one-step reaction. The obtained esters of acid (III) was 
saponified without previous isolation. (IV) was used for the 
preparation of (VII)(Scheme 2). The Claisen condensation of (IV) 
with ethyl acetate (Ref 3) gave the sodium derivative 
{enol form(V)] » (¥) dissolved in water only within 24 hours, 


Card 1/2 yielding the sodium salt of B-(quinuclidy1-2)- §-ketopropionic 
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ne hydrochloride in absolute 
(VII) by the Adams reduction. 
out es shown in scheme 3e 
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acid after hydrolysis. 
btained, instead o 


Aminoacids of the Quinuclidine Series 
prepared by the reaction of the 
There are 4 references, 


equimolar amount of hydroxylami 
XII) was carried 
tions only one diestereo-isome 


alcohol. (VI) #23 converted to. 
The synthesis of (x 
Against all expecta 
a the three aminoacids synthesized was.o 
& three theoretically possible isomers. . 
cs : 2 of which are Soviet. 
ASSOCIATION: Vsesoyuznyy nauchno-issledovatel! skiy khimiko-farmatsevtiches- 
kiy institut imeni S. Ordzhonikidze (All-Union Scientific . 
Chemico-pharmaceutical Research Institute imeni.S. Ordzhonikidze) 
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O. Yu. Magitson and 3G_Y.Rubtsov.. amino-3-hydroxypropylamine (V) form G-methexy-6- 
sch 


1 formed. ‘The total yield in 90% and the ratio of 4- to 2- 


cumpd, is Tt. When Bis heated with I-dieth ylamino- ition. The 2-isomers have no antimalarial action. 
J-aminopentane (I) it gives 40% of 6-mathoxy -4- ine q-isciners are antintalurials, and are less toxic than 
: (3 cdicthylumino-a-mathylbuly)aminogar relies, the S-isomers. Introduction of OH in the side chain of 
1"; picrate, m. 182-38.5 sal nd iT the $-compds. lowers the toxicity and raises the therapeutic 
 qpending 2-isomer, by 105-72"; TB. ON jadex, which is eaactly the opposite effect from that pro- 


led capillary); picrate, m. INS". duced in the 4-comods, by this chance. H. ML. 


90-0.5°;3 
i 2-tsomer, 
1 182,5-3.5°. 
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(IV), I forms: 
nobutyt)aminoquinaline 
Il and IV give the anslogous 
87-8"; . picrale, m. 
secondary product of this reaction is 


Ps Fedicth lamin -5-bvs(6-methovvauinoline)aminopentane m. 
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ubtsov. J. Gen. Chem ) 9, 1403-1506 


* 1930).—The physiol, 


‘quinuclidyl group from 
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+ Sapon. with 175%, 
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sp. rotation (Ja!\~ 52°). The compds. when tested on 
finches infected with Plasmodium praecor, showed no 
antimalarial action. The anesthetic action was retained. 
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Sulfamylphenylaso)-I-hydrozybensoie acid (from salicyllé etude product was purified by heating it with 15% HCI. oe 
: acid), enews (decompa)s aa 100. Raat ce famyl- treating the soln. with dil. Na,CO, snd recrystd, front ee 
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index of VIII was taken asa unit = 80. In eral, the *, is toxic; index 10. p-Sulfamylp’ 'ycine (IX). ee 
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“ : : + Us > ¥ Suitate 
WE ce IU. ICT, the ppt. filtered off, washed with Water which seps. was filtercd olf, washer! with Mey,CO bale Kuo 
‘put gesolved with heat in AcOH the sol, was ad, with and nived with excess 15° NaQl, to yield s-wethory-2- 
v eeed, and the filtrate tliht, with 3 vols, HLO te 


: j BS styrvigurmolime, mt. Udy * (from ay. pyritine), The 
X. fiemethory-2-¢ninoquinoline ih, m. 17 ae ahve (1 8.), 4 ee, comyt. HNO, uae uve NII, vana- 

| TOD). Treatedt with coud. HCE it yivtles the state were heated on a steam hath fon Lt hes, chk wath 

{ Gemethor wpsmattamde lh, wi Ms a* (fans KUT utes aud Alteral to sieht with wibtn. ot the prostuct 

U-Methovy-2-chhreauinotine cated with NaCNn in fromthe mother liquors) 4.5 ¢. miethotmgnsmsldia vend 

MeOH at f70) soe Kave 2 fialoncthoryuinoline, m, 888- aurate, contaminate! with HOH ‘ 

V9.5" (from Hetty. ELM g.) and 4.8 ev. BOE TSO, 


tree teeny annnene, 


+ the latter way ext, 


/ ’ ‘ with EtG andl the residue lissolvet in SM NaOM, filtered 
i brated to gestle baiting for 3 hess, stild. aml made alk. amd avéditied with HCL to yicht US gq. UC, me. 2i7*, 


‘ 

with Nas, tilterest ane acldifiod with ACOH, gave 13 Re dMethoryquinolite (Ube) wae ailileel tor Clb e- SCN 
| G-methieyguinahdy wend C100) (ID, 187-8" (from gay ee. water and the esmilsion treated with m : Rect 
j Materd; FCT sult, im. 217% Gtecompu.ds Es ester (ID), adetedt over 0.5 hr.3 after sticring i$ hrs, the slid Mass was 
f from the acid and EtOH in the Presence of HiSOy m. - washeil with water, then with 0° HCL, amd treate! with 
| 


vee ne ee ECE MERTS 


136m Vetemeva mom <s] 


Pb te? (from ELOHD. | Ee 6-methovy -t-hydroxyquin- concd. HCI with stirring; after tre tient overni 7 
aldate (6.8 9.) and Ih or. 1 ICL werr kently boiler for mict, was Alternat (the nike silt atc teen ee ia 
W35 te, cooled, poured on fer and Gltered to yiekd 6g. Fs and CHCh; the insol, Pare is Oomethoryqninaldamite- 
Gemethocy-4-shlorapeinuldate, te 1° (only after externadve HCH, on. 203 6°) and the soli. extu. with CHCL A times | 
etystt. fron CUCL-petr, ether ant MeO; the corre- ty remove Ha; the aq. soln. tlepasitel crystals of LHC, 
sponding acid, mi, WS", form teadily on heating with which were augmented by concen. of the soln. te 100 ¢e.: 
COC] NaOil: the Ef ester hydrogenated in KiOH with « total yiek! 25 g., 2. Na thst (2.43 9g.) in bovilitng WY. 
Pa catalyst gave GO") HL. O-Methosy-d-chloroquinal- lene was tivated, alter coding, with 41 g. KOH and 
“oline C80 gd, Babee cone, HICH, tbe. water and K- heated! foe 05 heals the NwOE wus treated with heating 
Su were heated to S00 3" for 1 Hea, arial (0S foe 10 att stheritng with Wg ID amt 10g. THOCCH ACH 
GICAL LITERATUME CLassiPICAtION 
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74848 g te ss 8S 8 6 ay a eg ag Fg a gs ig ee 
@ CINCH, CH,NIZ.CH, CHET: sulter © hes, at a)-00°, 


ee the mas was cooled snd mived with 200 ce. ING. HCL . : : = 
OO iltered, sep. fron sviene aad gently beiled for 4 ies 
ge cstd. with BLO amt the a. soln. mate ilk, with i) ; ; 
be NaOH; the cesulting isch wlraguimatoxine saul: te i . ss 
@6 FLO and purified through the dee salt (ms, pe ae : 
trorystd. from EtOH, mi. 105-6°> depierate, sm, a7 : nis 
OO Lon salt, mm. Pata M. Lohydroquinotoxine-2H Br : 
OO (5.17 gg) te hee. ANG He was treated at 05-70% with : 
10.0 g. of O47. Ne in OS®) Hie whieh was added Arup. 
OO vice over 20 min.; the mist. was heated to 80° and 
@ @ stirrest at this temp, for 20 min., and the exerss HBr re: 
moved én racee at AOS: the reside treated with LOS. 
OO KsOtt and ext, with bensene, yielded on evupn. of the 


Netter mel reetyetin. from Et g. d-ethyl-2-yuimuctid vl- 
@@ Uomethory-2-quinulyl ketone, mi. V25-0° (from ligroin); : : 7 : 

# freshly prepel. soln. of this compa. (isohydrnguinktanes | fay tg . . ae, xa By, Gy et ee 
@@ inwic, KOH has lal? 14°, whieh after IN hes. stand- | re hss ky ae 


OO 1K stabilizes at fale HL, The above (202 gin M are ee 
ve. NUCL was treated with 260. 25 PdChs alter shaking, mg egy ee 
OO until the yellow PPL. Was thoroughly dbpersed, 8 ee. : 


@@ !1.0 ant 0.25 go activated charcoal were added and the y f : . : ee 
MAA. hydrogenated at room temp. ander mild H Pressure; - " : 

Oe in completion, removal of the catalyse and addn. of alkali 

@@ the product was exe. with F1.0, which on evapy. yielled 
a hassy mivtsre af omer neh wlrogursenes (probably oo: 

OO eteoisomers uf A}, To eh aes : 


ee ‘ CHR SCH CHG: 


Citk | 
a eu pre cee 
MeO ¢ pM] 
: i 7 . Se ee: 
‘  CHORDCHE “CH, 
RIT : 


fA) 
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PROCESSES 


en naenneat Tree 
4] which had [eh 4? RYOe car et Brod, | ity sean ol dis eaklue heated tums 
} cribation between FLO amt CHCH of the ack? tartrates of ‘amt. of ft oc ied alk. ae oe 4 hes. andestd. with ye) ‘ 
: . PO, and the sit Hetitraliced with th. Wales y/ ss 
- oil tak the cakd. - 


| Le his Monneric mit, 3 fractions were obtained, as follows? yfety poy ' 
{ 8. orange-colured oil (B), en up with EO to Vee" : 


i 
1 fa) from aq. soli. there was obtained a glassy lass, 
=y 2 Ty? f . . 
mm, $78.9-70% Efron KOH); the base Liberated from the CILCHLCHE! 
t ‘ 


| poorly sal. in EO, bah if B65" Cin Qc; ESO) pirale, 


pivrate wos it curaiied-like tes with fal? H2.4°s oxalale, 
ce PY D0? othe mother liquors front the picrate prepr. : : | 
i| gave a glassy bare, which was puritied through the ¢ ralate, - 
ae. 12-3", and yichied a glassy mass with fal BP Pas Ord A 
1 (this hase alse has the comps. Calls {; (b) the i Hq 
| CHCL eat, gave @ glassy prxluct, which was purified dite oan e H CH 
through the prerale, 1. 100-29, and oxalate, Mm. 176-8", ‘ bee ; cn ett 
i bovn 
fv 8 : 


city 


> uy : 
rice, 


omc ELL we TS 


co 


t ant converted tos finely ctyst. solid, #1. 140-8, lal 
138.42. Thus 3b separate stereoisomers of jsohydroquinine 
were isolated. | The stercoisomer mixt, gently re! axed | : * Cok 
L with fr, AcOH, ddild. amt treated with alkali, followed ie . . Uke 
by Kuo extn. and conversion inte Hite salt, gave the pre- . - (B) a 
vieusiy stesceibed johycleoqninotodine-2H ir, wt. WE OF. ied hydroly : ae i weep - : 
nL. see sthyl 2 -quinuclidyl) -4-pyridylearbinol. hid. an 1 was hydrolyzed with boiling 17°; HICH for thes., and 
sind ac HEN Eagles amary).--benicotinic ackl (10 alter removal of WaGHt the sola. was made alk, wil ext. 
go ec. abs. RLOHL anid Lag. conc. HSO, were heated vies B10 ae ee on removal of KO) Noe 2-(3-ethyl- 
for 1 min, to gentle reflux, cooled, poured on ice, treated ae = id yh). ri S-pyridyl ketone, us ® yellow oil; oxalate, 
with 207, NaOtt to weak Congo reaction, then with Ki- phe neces ee ron Care acid oxalate, m. 135°. 
CO, to weakly alk. reaction, extd. with Et,O and the 2: go inte ahd (3.08 x.) i 25 ec. ABS. Hr was treated 
Con ad to yickd oi", Fl isunicolinate, 10 8-10" eS g. of 10.06; Be in 48% HBr; after beat 
HONa (from 2.4 x. Nap int abs, Ets whe ie penis ee ninn., the solvent was distel. off ix wucne 
ge He jwonicotinate att 17 g. benzoylhomocincholoipenc : 
Et ester; after stirring for 0.25 hr., the EtrO was distd. off 
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and the reaklue mixed with 10% NaeCOs and erg avera: 
of Et gave 2.9 crude prod Be Aries a 
2 8. pure S-ethyl-2 quinucl ats $- 

he Piresh soln. has lel¥ 6°; 


tivated ¢ 
piixt. of optical isom te f ie rcs 
viscous mass with la ale er 


as : 
-3° ao tained : 

AR aires Br0H)) Dae me: 

3° eae soll, ™. from 


, {from pe es se 
ELOH)Y; itl 
136.9% (di- om epee 
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$t any 9 ROSH 
sone PROCESS ano PROPERTICS inDEE 


; ‘of ocnetboxy 4 sino 
oS S SEs ame 
tke (4 ake mixed at room temp. hen 

i ‘ reaction proceeds 
COOC He itvern;_ the oll ayer 
dried in pacwo 


1s 


40 ce. P 
the mix 


in 
Tf gemethory-t-choroquinal 


79-80°. 
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RUBTZOV, M. V. 


uSynthesis of Compounds of the Quinine Type. III. /5-Ethyl-quinuclidyl-(2)-/Pyridyl-(h)-/ 
—Carbinol", Rubtzov, M. V. (p.702) 


$0: Journal of General Chemistry (Zhurnal Obshchei Khimii) 1943, Volume 13, no. 9~10. 
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eU CELET Try , : 
a fF nnn: eiees soe Leet ML LT ene _~—8b_asp ete cegsay 


eee thet and 2 _pnopautiny mek 
bla rar ae xanthine. M. V. Rubtsov. J. Gen. 
oa ( S.R.} 15, 710-16(1943) (agit bam ; : / oD 
Xanthine ts readily purified through the Na salt by 
achlification by ACO: vibe eng is com arto J colors 
* lees. Pure santhine (5 g.) 30.6 g. 10% if was 
treated at 20% with 13.3 g. MeO), sticsedt for 1.3 hes., 
extd. with CHCL and the latter evapd. to yield 54.8°, 
caffeine, m,.. 231-5", which, revzystd. from water, ot. 
cH-5*, MECH SUNPHMer (153 g.) in 150 oc, abs, 
Ou a OW? was treated with 225 x. 12.24%, ale. KOU, 
Ivt stand overnight, the Ko autfonate thltered off, st 


with KUOH and the Oltrate evagnl. ct tucau to 1d eg. pail 
mixes! with 15g. xanthine, followed by rapid heating to 
[0% the mixt. was stirree tered for Bhe. at 120° and 2 bea. at 
tw, with. gradual dita, of KOU, with adda. of sylene 
. tothe thickened pert - Alter treatment with Slice. water, 
achtibcation by AcOH aid stcar slista., the ag. sult, wae 
coned., extd.. with: CHCL and the lattcr evap. to give 
415% enflcme.: Mathylation of the Ph salt of santhine 
by MeSO, by refluxing in xylene leads to a mist. of 
pseudotheobromine and xanthine as quaternary alt. 
Similar methylation by McJ Icads mnainly to thcobromine, 
peeudotboubramine- aud dimethylxanthine methiolide, 
wher performert in sealed tube ona water bath. PP semde- 
Iheobromine-H1 C1 yick!s a churvumrate, mn. Sb? (feat ‘ 
7S HCI). ~ It wan noted that nanthine | printuced fru 
guanine cethylates much mere readily to caffeine than 
does the synthetic xanthine. G. M. Kosolapotl 
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af the activity of $0 je 
eynthictie data). ry y sinopel (os): 6-8 g-chlor 
eT iw thylamino-4> ta 180° for 4 hes. aad qu 
raat, which int wit Nita; no reaction 
wT of 1.7 8- eC and conthynation of the f 
ch Tat oo? there wus ubtainert O7 «8 
A) “avtine, mi. VF © Crane watet hs 
s0.Cl (1) in pys 
mac eamidnphen sulf 
» try gouh ae above t 
2 qreutmentt with 1406 
e? i 


>, x 45° gave Gesulfam 
. ieee 1 ile antennae any of palfantamble for 
Ac derit. We 218 VU p-sial amy phen 5-40 we 
aie (20). 2 and OH), 
‘ ve, p-carbos y-B-6 
pre 3 (frend 4 . +4 AcOH). Cc 
TOMEI te vesufan ta msdoeen m, wed a ® ohlott WN 
oa vs qasued & aanye 
o— 
a 
ee 
ee 
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TT Tee eeeeeTr eso ees 


: Orin susfonani fi, : 
ee : ‘ J hytrolysedt pe ide, M1. 280° (frony 24e2 
ec eon Be anil mn. oy te NaOH to it 733 ACOM), which way 
oS 5.) with . 
x CO gave 3 
wh ma ve 35g. 5-(p., ; 
ee See RUT GE Soi lee ae ai 
‘ 2 oO SUNDU, shows rom an ni MNUPUR amide. 
ee Coreen i Proailsing wet nity os Only the tet 
‘ : es oat staphylicnce} rgulast streptiwigg} 
e ag : os 5. Mf, Kosolapotl ge 
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z 


ae is eee see w e w ’ w 
aes - vy bi i ii ld = ih iid dp dh Mindi Minti died 
2 4 ¢ te ee, ee? | RzAjiwB HN bf 
ai. oo rt ue vymereewasus 
eee AN ne cr = 


; = ; - Cinchoninate” (36.5 hired viekls pay 
Btyrylquinolines. 1. MLV. Rultnn and) ue pleas  quinaline, bright yellow, 1. 14-89; Ac devie., m, Bi. 
CAI Vines Res. Chen. Pharma, Int Sicow), J.Gee. - Jo gs: gar, t-aminorinchuninic ack! was recoyerct. | 


‘ nd tS es ee PIT CIUGO. A pe. of comps. ree ; neu 4 - 
tet ie the Tiana. structure were prep, for Freaker geen ig poner ry ea eo 
thera prutic evrubatoon. te Methoary >t «hloroquinaldine (10 r-phenylmerca 4-acelaquineline (IVA) (mm.  X3-2.7°, 
Fog baud Mab gy. sulfanitamide were kept at IHS eve Fe ED, CAS mode of the eater was beated 10 hry: 

Mes teat with pon ee idonins eats there was considerable replacement of the PhS group by 

J? » OF ary F-t P-3aei, phen . mb, . 2 A 
yr "D: Sealine Hi og. of the free duse, m. a the a aire gb fe Ae ee occasion, 
oeNt® (lecompo.) Cfrem EOHD, obtained by tratment: / sg 9-8: ip lees my ninig obra apcalaheary Ms 
+d Lwith aq. NaCO,, with the theoretical amt. of MesSOs .' Ps ene twice the usta rr atS-Pyridl)-6.-dichare-- 
in AcOH on a water bath for 45 min. gave [2.2 g. of the oe Gnoline (VA), m. t © yee wets 
corresponding mrthosalfate, wm. 200-7", of which @ g- babies 24 hrs., 3 Alicea piigpt cial At B getecal M 
and 10 drops of piperstine were uddedd to 160g. zh, « pyridyl isomer - neat ery knw pRuL. ZVana amine: 
heater to 180-5" for ®hes., coned, aml mixed with MyCO Tacclo, uinoline (WD tancciboa mee keatdl 18 fos. In 3 
ee AF s-methoxy-4.4 pantera arene), dimes the usual vol. of benzene) results bn 75% crude 

dyrytjuinoline, yetlew powder, mi. Fil decom )e Siekd; it was analyzed as the meth hs a 
A aie gs J, with 1 mol. 1,0, m, 183-66"; VI, refused 


TACNHGH NH ss CRO: ed, : na, 
ion ec. HOW were heated for 4 bre. to yield 88% Et with Ac@) for 5 hrs , gives X3°% of the NAc derig., an oil: 
foute}, with 1 mol. 11,0, 


ol fin nophenylamino)crotunate (11), om. im*, ital : 
i nf ritiarg a Lr gant heated to 245-205" for a total lan ait pa ante 4 meme hosvcinchocdwoytacctars 
M2 amin, cooked to 130%, and filtered gave 92% 6- (5.75 g.) in 25 ml. CHCl, treated at room temp. with 
ueetylamina--hydror yyuinaldine, a light me. guste 3.2 g. Br in 20 ml. CHCL, the solvent evapd. on the steam 
ra) g. of which’ were carefully heated with 175 g- bath, and the residne stirred with 50 ml. 10% Hr oa the 

: steam bath for 15 min., give U8.5"¢ 2-cthaxyrinchoninoyl- 
Seomoacetic acid (WIT), m. 161-2° (uncor.}; 1g. VIL in 
Vand. 4x5 1ERe, cefluxed 10 min., gives 0.75 g. 2-hypdror 
erie aia eee ee Be oo §-bromoacetoguinoline, m. 190-2° (uncor.} 5 other attemy 
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ee: wie : ou “tke a titre 
ee x : Re ots na icon anaes ree SN cok ow reoseites ee pateeat os whee eet Ewer ; oe 
a : . : 
@et i : : o-Methory-4 -chloroquinoline. M Rubtsov 1 
ee- i ! Ca Cie : 0M. OV. Lieginova. USSR 04,772-May at f. i it ails 


Methaty-f- -hyroxyquinaldic acid is eae from p- 

:. anisidine and ovalacetic acid by the Wislicenus reaction ~ 

(Rer, $880, 240). The acid i is devarberyisted and the 
HO grente is te plavedt by CE Fleets 


eet 
eo 
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heated to gentle boiling for 1.5 hrs. and allowed to stand 

overnight, yicitet Va 6-methoxy-4-quinaldinesulfonate, oe x ‘ io a4 

which was converted to 22 g. free acid (11), m. 3) aa colored impuritics, heated to boiling, and treated with 

(decompn.), by treatment with HICH; the acid is fairly NELOM, yielded 4.7 g. crude V, m. 120-2", purtfied by 
soln. in dry Me,CO, adi. of the cated. amt. of Pe. HCI, 


<i} got. in hot water, hot EtOH, almost insol, in cold water, } 
} Me,CO, and col! EtOH; the airairied acid is a dikydrate and dila. by MesCO; the HCH sale eras hee converted 


i] which foses water at 100°. If (5 g.), heated with dO fg.” conventionally to V. G. OM. 
! BeHt in the presence of a tittle piperidine to 175-85° for : : : 
Si 4hrs., gave 5.0 g. 6-methory-2-styryl-t-yuinolinesulfonic 
acid (HD, yellow, not m. up to 343°; Nu salt white 
needles (from water), moderately sol. in water, Ron, 
f MeCO, insol. in EGO. TIE (5 g), 0 x. t«tiethylamino- 
b d-aminopentane (IV) and 0 cv. water were heated to 140° 
1 E for 20 hes., dild. with KO ce. water, extd. with Et,0, and 
+ the ext. steam-distd.; extn. of the resilue with Et,O and 
iL drying with KsCOs, followed by evapn. of the solvent, 
34 soln. in Me.CO, andl treatment with the ented. amt. of alc. 
fi HCL, giekded 0.7 ¢. 6 - methoxy -4-[(4 - dicthylamina - I- 
ij meth Wamino} = 2+ styrylyuinoline ~Z1ICI, yellow, m. 
£ 945° (decompn.)(from EtOH-Me,CO); free base (V), 
colorless, m. 124.5-5° (from ligroin). I (14 g.) and 21 
g. IV, heated to 195-200° for 5 hrs., dissolved in 2:1 
HCl, treated with 50% KOH, evtd. with Et,0, and re- 
crystd. from ligroin, gave 10 x. 6-methoxy-t-[ (4-diethyl- 
amino-t-methylbulyaminulquinaldine (V1), mm. 126-7°. 
VI (6g.), 12 g. Bett, and 2 rope reine were heated 
to 175-9)° for 4 hrs., steamalistd., treated with 6 cc. 
cone. HCE and 20 cc. 14,0, heated to ARIAS? bib. with ee 
150 cc. water, and the supernatant liquid decanted fron 
the residual, tar. The sola. cxtd. with CHCh to. remove 
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Synthesis of derivatives of naphthoquinoue for the ACOIl) (0.5). 1 (13 g.) in 50 ce. ILO with 0x. wane 
irectzisat of tuberculosis. Cine ee dine in 100 cv, water gave tt £..2-kyfrecy-NV-(0-mirthocy- i 
is Health, Mowow). J. Gen. Chem. (USS.R.) 16, 2-  PaeeM 1 S-mapithapaimenimine, ileomnp. ZEN? fren 
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treated at 60° with 8.6 gy. sulfanilamide in 150 co. water, 
yiechled Wi g. f2-Androry -sulfumyl phen yl-l,4-naph- 
thajuinunioune (crude, m. 267°), which, purified by soln, 
2 i At NaCOy, aide. of E0OH, and pptn. while warm with 
: AcOH, m. ° ve tdecompn.) wa 25). -£ 6 g.) in 225 ec. 
' Oat TO? with S x. p-nitroaniline in 150 cc. ErOH gave . A . - 
j Ny. Shure N-(p-mtrephen i) -1 4-auphihaquinoninine, 90", anil filtration gave 6.2K. Vy Pdtid, d-naphthopeinon- 
fom. GH4-5° (fron ACOH) (0.5). Arsanttic acid (0 g) OL tah wdro-Z-iminopyrideme, mn. Seo? (frous MeOH) 
i im 100 ee. NV NQOUL, treated with 13 go Din 30 ce. HO, (0.5). 1 (13 x) tt JO) ev. water treated with Mg. 4 
heated! to 7°, filtered, amd avidlitied to Congo red by dif, @Hoantipyrine in 100 ce, water aml allowed to stand fur 
HCH gave 5.5 y. $-(2-kydroxy-1,$-nu phthoywinonimina 12 hrs. yielded, on addn. of 3m) ce. WH Nao, UE x. 
benzencarsonic acud tetrahydrate, docs not m. 305° (1.3). Nos-(4-(2-kydrecy-1, b-naphthoyuinonimine) |-2-pheayi-l, 
T (13 g.) in 254) ce, water treated at 65° with 7.2 g. p-  IndimethylJ-pyrazalune, decomp, 220° ifrom ELOU-Et Or 
ELOCU NH CMe: CHCO Et in 100 ce. ELOH yielded 7g, (0:01)5 acidification with ACOTL gave the free qurmnge, i 
i 2-hydroxy-N- hovyphenyl) - 1,4 -naphthoquinonimine, 727" Glecomnpn.). Kron U3 g. Lin iu) oy. water treated 
i decomp. 25" (f AcOM) (0.5). Use of | amnethinry- with 15.7 g. Na e-sulfambamidobenzoate in he ee. water | 
[ ] anilinoerotonate as above gave S-Aydroxy-V-(p-methory-= ant allowed to stand for 12 bry. Lt g, Ny saarbory. 
j 3 naphthouenvnrmipe, decomp. 252" (from > PAY N[SAadroey- 4 -oxo-1( 4) nu phthylidene) yulfand- 
aan Oa Oe <a 
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with AcOH at 70°, gave 1.6 xg. 2-Aedrory- VeCrepyredyii 
1 ,t-naphthoquinonimine, mo 217" {yuritied through the 
Na deriv.) (0.0). Treatwent of 26 g. Din 5m) ce. water 
at 60° with stirring over a period of 0.5 br. with $4 ¢. ! 
2-aminopyriiine in larec. water, heating for 35 mit, tor 


H4(1H16).-A series of naphthoquinune derive, shown to FUOH) (0.5). ¢ Batosyaniline gave 2A Vote ey 
i have a definite pos. effect in avian tubcreulosis in white SOI Eee Ma Vax” iroen 72 I joe 
nice, are described (the tolerance doses of the compls. : Fete peer ee oe ME MA Adat #0" treater! : ble 
psa tte Cee Be with PEG g. PCH NID, iy ta. Natit an tev. Evol ; free 
miners PATCH Ess as ing. pwr Dg. haly WE. Per or tanlal, ami codal was obtained 10 S-Awhr, ea el 
Batic twwe a day for 2 dave). Na L2-naphthogtinone-4- waphth )-1 [acpicbaninininin een tw aN te / 4 jee 
jai: Stabfonate (0) (10 g.) int 20 ov. water, treated at 05° with APA) -1, A Tne tas embacun > A UWYs abe ES ; 
OO 415i) 4g PUCHLNIL and dg. AcOH in 25 cc. HO, stirred at feation with crane Onto ee Babes 
52/05" fur © 4 hr., and let stand at O° for : » Yielded Seal ihs 2-Apbory- \-(2-naphthyl) 1, t-naphihe;nino- 
bl P-hydro ‘ ese Pater yor pug sok * Aiea nimine, decomp, 057, (0.1), resulted. [3 g,) in di¥lec. 
wj,! (from Dy (io). p-Me:NCGH,CH:NPh G 6S g.) water added to 5.7. g. 2-aminod-methylthiazole in 154) 
< rf in $0 ce. EtOH, inised with a boiling soln. of 5.5 om | in ce. water and allowed to stand overnight gave, oct acidi- i 
3) 0 Fo) 10, Tentesd ase stl, sith water, fort cuuled, anaag Soles NEAT ai : 
Po) gave 3.7 x. crude 2-Aydrovy-\-phenyl-1,4-maphthajuinun- 9 5 <7 ph AEA D ie ata ty eben Aa bbdedaas 
| dine” lecomin.) after erystn. from BIOHt m. Hmwne, mat me up fo SEB’ 029). 2Aminopyriine 7 
; a 2 (0.2). di - * piesbits ere eee 
} compu.) (0.2) (13 g.) in 350 cc. water, (no amt. given) in 24! ov. water, filtered, and acilitied 
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$-(2.1,3-Trichloro-2-hydroxypropyl) pyridine was pre “by is vacuo, and treated with abs. E1tOH-MecCO to yield 
2 variants: 10 x. 4-picoline and bg. ZnCl, were heated 8% 34 pipers Pectancet ete ictapdnin ys 
110 hes. at 0-55, distolved in 35 cc. 106 HCH, filtered, See HICOy in Oe ee ee ail shaken ae hs aber 
i ; * . , H . e is . ow oe 
1 diki, with G00 oc, water, treated with sence el ies Til went into soln,, alter which the shaking was continued 
Epicoline  1-5hr3. to yield, from the CHCI ext., 65.5% 2-quinuclid yl. 
s-pyridyl ketone, 1. 117-18° (from petr. ether); di-HCI 
m. 100-2° es m. 221 as icons ide senputinsiet ee 
: renee - co g-pyridine. Ut tion of this in V over Pd gave quinuctid yl- 
Treatment of tig ith ale. ROU gave OOS ¢brridine: grid arbinal(racomale wt), S78 rom pete ete) 
Mee aces LOH over Pt oxide at 60° gave GOS, é-pyri- | (4#-HICI salt mi. Sie Ae ee en ner 
dinepropionic acid, m. 232° (from water); Ti sall'm. Bee oe neutralization and evapn., 0.16 : ee 8. 
4 0 pre! aaa -» O16 g. emate B, 
308-0". The acrylic acid (30 g.) warmed with te rit ms. iss 9° (trom MeO) i arth alto. 1070 
ty? 5 q fe if the ketone is reduced by heating wit 1 
" Tarai Se ae Ei Sha jsapionel: iso-PrOl{ at 00° for 25 hrs. there results only the racemate 
UICH salt m. 114° (from xylene)) when the reduction was A ene by is bond oe that mit: When 
rut 10 brs. at 20° in LeOH. This (6.64 g.) in 30 cc. water ON. DAL ik ay ypc Leah yield Gale # d piperi- 
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ts by 5.bg. HeC itu yield Fs A lecra atl wipe is i us “aya 
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1 a ieyar adel 17 g.of the abave aud 43 x. Rt isonico- salt, identical with Oe ahuve peer Te eben ey 
tinate and the mnixt, was stirred at A) 4 hrs. to yield represent Oe tare the 2 dlasteree Nsomeric racemates 
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Prepasation of 6-methoxy-4-(4-diethy amino-s-metnys- 
butylamino)quinotine. M. V. Rubtov, M.V. Lisgumova, 
and #2, 1), Sazonova (All Union Chem. Phart. Rerwarch 


Sey Soe 


Iust., Moscow). J. Gen. Chem. (U.S.5.K.) 16, INT 
- 11948).—Two methods were explored for the synthesis of 


the J-isomer of plasmochin. 6-Methory-1-chloroqnino- 
line-HC] (17.3 g.} and 34 g. freshly distd. PROH, heated 


“to gentle boiling 0.5 hr., cooled to lon, and peurest into 


1M) ce. LOS NaOH, ylelded S20). G-meethevy-d-phenosy- 
winoline, me MEDE* forucded, an tht fee chee Fat yy 


This C18 1 and 6g HNCHEM ECCI NEG UD, bested o 
‘to geutle rethas 0 hes., steaniatistd. ane) the readied oil: 
mixed with Bee. "> ACHE, yielded 4 x. starting material 


Cisel) and the AcOH solu. with KOT gave fot a. 6: 


methoxy - bet 4 -diethyla mina b- methyloutylaminojyguinedia 
O-Methovy-bechlorn. 


quinoline (70 g-) am! 700 ee. 40%, NaHiSO,, bottled ane: 

soln. took plice (about 2.5 hes.) and cooled, yielded Va 6. | 

a ancl y Say inal ar ree which was dissolved) mi 700 
ce. warns 


127.5° fron Me:CO). 


1,0, filtered, and acidified to Congo red with 
HICH: after standing for 10-12 hey., BIT. G-mecthoxy-4- 
quinclinesulfanie acid, m. 201%, was obtained. This {oh 
gd, HEE gg. I, and 12g. HO, heated to HOT 22 hirs., 
treated’ with E32 ce. H,0, cooled to 40%, and the org. 


-* Layer sepd. and steam-tistd., ylekted a residue of crue 
I, which, taken up in 1:10 41C1, stimet with charcoal, ¢ 


“filtered, atl treated with NHLOH, gave WU, m. lb. 
3°: erystn. froin Me,CO gives pure i, m. 18%. Con- 


‘Version of I to the CT salt is best done in dry Mc-CO by. 


addin. of the theoretical amt. of ale. HC); yiekioo, , m. 
147-7)? G. M. Kosolapoff 
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-“Piperidine-2-Sulfonic Acid," M. V. Rubtsov, All-  _ 
Union Sci Res Chem Phar Inst imeni 8. Ordzhonikidze _ 


"Dok Ak Nauk SSSR" Vol LXXIX, No 2, pp 267, 268 © 


Piperidine-2-sulfonic acid was prepd, using as sul- | 
“ fonatic agents (1) pyridine sulfur trioxide (73.56 _ 
yield), and (2) trimethylamine sulfur trioxide: 

(80% yield). 
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New drugs at the services of. public. health. Med. promyshl, SSSR 
no.6223-26 “or-Dec 1952. _ (CLML 233 4) 


1, All-Union Scientific-Research of the Phavmaneutio Chemistry Indiistzy: 
2. Bthaminal sodium (sodium salt of ethyl-methylbutil barbituric acid), 
promedol, cardiotrast (contrast medium), peer Bhoepneedy 
(miotic), phvbivas td. dicoumarin, 
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RUBTSOV, NAV. ‘Al Feb 52 


ussR/chenistry - ph caeeatteala 
: "The Synthesis of Quimuclidinecarboxyic Acid-(2)," M. us Rober M. I. : 
Dorokhova, All-Union Sci-Res Chemicopharnaceutical Inst im S. ‘Ordahonticidae 
DAN SSSR, Vol 88, No 5, PP 843,844 
Worked out a simple 5-step synthesis for quinuclidinecarboxylic ‘acid—(2) 
starting with y-picoline and mesoxalic ester. Presented by Acad v. Me 


Rodionov 28 Nov 52. 
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ABRAMOVA, P.N.; MASHKOVSKIY, M.D., professor, zaveduyushchiy; BUBTSOV, M.V., 
vot professor, direktor. : nemmandcamenisteciiamacen> 


Stability and standard preparations of the adonis herb, digitalis and lily 
of the valley, used for biological evaluation. Apt.delo 2 no.5:45-48 5-0 — 
153. The Sad cule. pa es sais}. (MERA 6210) 


1, Otdel farmakologii Vaesoyusnogo nauchno-issledovatel'skogo khimiko- 
farmatsevticheskogo instituta in, Sergo Ordshonikidze Minisaterstva sdra- 
vookhraneniya SSSR. (Digitalis) (Drugs--Adulteration and analysis) 
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RUBTISOV, M. V. 


aetna antennae moenenaeny pstmt tarts rca 


Chemical Abst. 
Vol. 48 

‘Apr. 10, 1954 
“Organic Che dstry 


» 
‘ 
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i. Lhydroxymethy34{2-hydroxyed: 


Beit whan ea ee eR em ne eee eee ee a oe ee 


Synthesis of 2,3-substituted guinuctifines, MoV. 
LOTSA MT Aiki inaS, OMEN AE la 
am, fast, Mossow). ‘Zhan Okie haa aa 
1953)—Ia 1.20 §, Nacht 20 ml. abs. Mii was 0 
added 8.7 ¢. CH{CO:Et): and 9.0 g. Et-4-pyridineacrylate, 20 .° 
and the mixt. stirred Lhr. at 60° and treated with very dil. - : 
‘AcOH and extd. with Et.O, yickting 64.2% Fr B-[his(ethary- © 0: 
vearbonylmeth yl} +-pyvidinepropignate, Wag 173-5" (some de: 
ycompit.}3 HCI salt (1), m. 121-22 (from EtOH-EGO). This” ¢ 
i(4. Sa refluxed 8 hrs. with 44 mil. coned. HCH gave t-(f- | 
i byridyl glutaric acid-HCl, which, heated 3 hrs. with 35 ml.’- i 
45% ale. HCl, coned. in sacuo, treated with KsCO,, and ext. © 
‘with Et,O, yielded 84.4% di-Ei ester, bee 146-82, I reduced i 
_ over Pt oxide in EtOH to Et 8-[bis(cthaxyrarbonyl)nicthyl}-t- 
~piperidinepropionate, isolated as the HCI salt (il). a tafly- 
-jlike mass; the free base is ainorphous; treatinent with Ac,O,”, 
leave the 1-Ac deriv., bes 200-7°. : I (from 47.8 g. pyridine 3 
janalog) in dry CHCI; treated over 8 hrs. with 20.4 g. Br in” 
CHCI,, allowed to stand 12-14 hrs., concd., treated ‘with. 
HO and K,CO,, and extd. with Et,0 yielded crude Et 
1B ~ (bis(ethoxycarbonyl)bromometh yl] --4- pi peridincpropionate,” 
{which, boiled 2 hrs. with 390 ml: pyridine, ‘concd:, aid - 
treated with 50% K,CO; gave 72% Et 2,2-dicarbethory-3- 
inuclidineacetate,; bees 147-8°; + methiodide; _-1.. 139—-41° 
Grom EtOH-Et;O)..: The ester refluxed 16 hrs. vith coned.: 
HCI. gave -2-carboxy-3-quinuclidineacetic acid-1iCl (11), 
decomp. 253-4° (from aq. Me,CO);' the pure product de- © 
‘ mp. 254-5° (from EtOH-Et,O).°° This (0.4-g.) 1.1 g. 
-{Ag,O, and 6 mi. HO shaken 2 hrs.?dild., heated to the b.p.." et 
filtered, satd. with H;S, filtered, and evapd. gave 43.8% 2-. 
carboxy-3-quinuclidineacetic acid, m..265-7°:" an 876%. 2, 
‘yleld is obtained with alc. NH). . Ill (7 g.) heated with 100 7 :: 
ml. SOCh 10 hrs. at 70°, freed of SOCI, aud the resulting, ai 
i chlorideHO. (TV) refluxed .3 hrs: with EtOH gavel =o: 
82.7% di-Et 2-carboxy-3-quinuclidineacetatc, by. 126°, BA LE: 
1.4797, (also obtained from I and 5% alc. HC! refluxed 6; 
hrs.); | methiodide, ‘m. 140-1° (from EtOH-Et,0). The: ; 
ester (8.2 g.) in Et,O treated with 4.64 g. LiAIH: suspended* 7 ¢ : 
in Et,0, boiled 1 hr., and treated with 9 ml. H:O gave 88.7%... * 
hylquinuclidine, be. 156-7°; - 
id. ‘The latter (6.22 g,) in dry 


HG salt, hygroscopic : 


CIA-RDP86-00513R001445830001-5" 


CIA-RDP86- 00513R001445830001- 5 


"APPROVED FOR RELEASE: 08/22/2000 


na peda ask UA, Vd AE eh ae BESn eae aie ee eee eee ESS BEE IES C7 FEN REELD 8 


os + Of. “roncl berm HAY SOCh, boiled 0.8 hr., « 6) 
7 s : . : 
=i . ch Y, i 7 gave marae : 3 
i - iginenH "| O; it gave the i 
oe | ase, bas 120-9", which Torn methiodide, m. 138°. - 
aah Miron ag, aeld HCI salt) a and 40 a BUNCH OAT k in 
. at 80-6" gave 63% bis(2-d; icthylaminoethy!) ester, 


t . : i 2) ion, af no's . 
: ge es gs a ; ; {bes a of ieee inuclidincacetic acid; 
see ig bal pot ll ae ae wie < “OB “Kosolapalt” - 
Pes eee Se ee 
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M. VY. Ruhtsoy 


“Ay d32¢.~-To 2.49 g. 

oxidation of 4-plcolins) in 

i % NaHSO;, the mixt. cooled to 

0", -usred until a niash formed, the Hanid was decanted 
off, and the sofit mass mbbed with EeOH, ylefding 7.3 g. 
Vat tepyrndvih irae yocthancsalfonate (UW) mixed with’ 
Welf,  Crystu fron HO gave needies of “HIN: CH - 


mel en get ety * 


CH CiCH(OHISO,"] CH: CH (A), sol. in hot H,O, insol. to 4 

oe apeae ee alc. HCI gave, after the Wauch teeivicsce Gn ees. 5. 
in org. suivents, dozs not mett. A (0.58 €-) treated. ester-HCl, m, 123-9°, fetting Baan oe “t ies 
with 2.25 mi. V Navii followed by 60 ml, abs. EtOH with 3.53 g, CHACOIth, 8.6 mile pyridhic “ant Is im 


Rave 05% regeucrated (1, which with NaliSO, agsin Dipériditie gave, after filtration of ‘the pipnrivtiu: HC? 


g A Prolonged stirring in PhMe of 3.1 g. FE with evapn. of the filtrate ac 50° gr i ith 1 4 
: Ww OV . * : at. tacuo, Hila. w eee sa 
x TGNNSHCSNH, is fo at 70-5? gave a grec tion, ashing che soln. with 15% Nise, with eee we 


ppl a. 2 TEP (ena, 17° (from EtOH), identi- 2442,2-dicurbethoxyeie:t \pyridiie -R?; | 
fies! ae rae oe wbeb with 1N% HC} feonc! : Rave the 7/Cf salt an Teo tone nese Wie 
seihige gfe’ * N > ifr ASS j he tion gave a 5 clexetibe: hacia wae plains 
ur cr Mee hte is hrowth pel 10 pie 50% Pe ysnee Se aes re ote ie 
Kee on wha strane cidehyde oder, and after rapid 
Crxe  NCHCT theest gave E45 g Tb. 185-79, rapidly 
formin. wr tie ai savhydran, mn. o340°; T forms a HC 
salt Keoshubeate, a. 13-1, which sublines bt-pucho aftes 
loss of R20; the fry salt, m, -O1.8%, is 
converted La the aurig (3.5: 
2.54 §. CH, peaitatee 

(2, 2-dieurbus 
219-20", which with an oquiy: 
base, decomp, 
nt $3?) TT ¢ 


2, 24ficarh 
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yathesis of y-substituted pyri Mj : 
vee Nikitskaya, and A. b, Vans rn ay Cae eater 
SR. 33, 1001 ngt. tran i. 48, 


tion).—See CA. 48, 


(1983 


S78re. H. E,W, 


et Pee we pub et se 
Me ee AE ei ieee ae, et 
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TEE AAS RICA USA Sy Ae RIGA CR PR RP Sai rCEe meee e seer 


RUBTSOY, M. V. 


‘ussR/chemistry - Pharmaceuticals, ee OL 93 
 Bactericides AG AR eR ee 


- "Synthesis,.of Substituted Hydroxy- and Dihydroxydipheny- — 
lmethanes," M. V. Rubtsov,’Ye. Ye. Mikhlina and-L. A. 

. Pelenitsina, All-Union Sci-Res Chem-Pharm Inst im 
Ordzhonikidze ; 


“Zhur Obshch Khim, Vol 23, No 7, PP 1209-1214 


Simplified the ‘methods found in the literature for the 
prepn of 4,4'- and 2,4'-dioxydiphenylmethanes. Synthe- 
-gized a series of derivs of hydroxy- and dihydroxydi- =. 
phenylmethanes and tested their chemotherapeutic acti- 

- Bee yar20 


a teres 
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Ma RUBTSOV, MeV. oo : 


uSsR/Chemistry - Drugs | | ‘Sep 53. 
"Aminoalkyl Derivatives i of Quinuclidine,” M.V. es 
Rubtsov}-Ye,S. Nikitskayaj*Ye-Ye. MikhlinalA.D. 
Yanina, anasV Ya. Furshtatovaj2All-Union Sci- 
Research Chemico-Pharmaceut Inst. im Ordzhonikidze 


Zhur Obshch Khim, Vol 23, No 9, pp 1555-1559 
A. number of substituted 2-aminomethyl quinuclidines — 


ahd 2-aminomethyl-3-(@ -aminoethyl) -quinuclidines 
were synthesized. uf Si 
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yathesis = 
1688-9 = 


xt its in 
; i witht: cold. HO. the aq 
aay ted with 10% H:SOc until 


t : hake 
glizred “EGO; ef trea 


4 nv ye 0. At .G5h- crude DC t-bersext- tp : 


; be af vids. which; reflux 
yethy! 2-pyridyt Relone, WEN Sant 


was 
cwas refluxed as” 
ct washed with. 
ge ee pee ns 
-piperi J yl ketone; t 
agit aes ea 1.05 g: (CO:H) in 5 mt. Pe ; 
26 mi: dry: MaCcO yielded:a : 
¥ CuHnONsCH:01, ome 
The oily fr 
with 1.74 


76 
1. NHC 
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Broincethyh Iona} 
g.) fu: CHCL el A shaken 2.5 b 


1; HO, yielding 80% 2-qui 
OB Bc AG sireet aed 
. his.’{ 

HCI 37. 
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ee 


_ RUBTSOV, M. Yes VOISKOVA, V.A. 
eT See 


Synthesis of [quimuol idy1-(2)}-Lpyridy1- -(a)oonsbinos me 6. Zhur.ob.khim. . 


23 no.10: 1688-1691 0 "53. 


(MLRA 6:21) 


1. Yaesoyusnyy Sauchno-iesledovatel‘akty khintko-farnatsevticheskly inatitut. 


im. S,Ordzhonikidze, Moscow, - 
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gia Sear as Hee Vine Teli AE BES R SOUR EP AAP EO ERE TS COREE EY BOY VEER MICE SETA TES SS RPE CERI TAA) OEE REST Es 


HUBTBOV, H.V.; VOIBKOVA, V.A, | 
(qQuimuciidy1-(2)}- Puaentiyie() (conehaned) part 7. Baur, ob. nin, 23 no.ll: 
1893-1896 B53, (XGRA 6811) 


1. Vaesoyusnyy ‘Mauchno-issledovatel! skiy Pereira Perea incr y cnaee inatitus = 
im. 8, Ordshonikidse. | : _ (Carbinol) 
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HUBTSOV, if, Vi; DOROKHOVA, I TL 
- U3SR (600) are 


Cuinuclidinecarboxylic Acid 


_ Synthesis of quinuclidinecarboxylic acid-(2). Dokl. AN SSSR 88, No. 5, 1953. 
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log (1), : mA 
5 tak mith Ao It 


-3-{ t-acelyn-tepiperid } 
i ie Pon i 
5 whieh ' with hot: pyr 

ch acetate; 


The acd with’ are veld om or 
the ds-Et ester, be:5 126 
8&8 hs 
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Susein ces 


t r 2-aminomethyiquinuclidines! 
Rush! “Be % 
ioe reg rier = Xing! arene 7 Gens Chem 
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“RUBTSOV MV 
fe ‘vsse/ Ghentatry ~ Synthesis © 
“Card lee i. Pub. 2 sh = ue 


Athos Sia 


mate 


| Periodical = 2 
 Nostract 1 


ie, 2-USSR; -1-Swiss; 


raat iintton- 402 Phe: 3. “Ondationt Midge Micon Scientific Research Chenical 
eR ode Pharmaceutical. Institut ae 


Submitted OF Amt Uy 1954 
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Pesto 


m : Abstract 


“Institution ? 4 


Submitted + January 13, 1954 
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j, decomp. 1 
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Synt a of 3-(2-hydigasethy!)-4-(2- 
ho eridine.-{ AT. V. Fahiene/ G.¢ 
shes. Pharmn.- 


3978. 7 
cng Doetige C.A. 39, 30023. ~_Retuxing 198 :; 
180 int. AcOH, and 224.5 g. 2, ete altered, the, tea 


4-methylpyridine 10. hrs., the mi 
coned: tintit.the b.p, rose "to 175°; and: the 1 
fluxed 10 Is. yielded 81% 2,6-dichlaro-3-(2-acelaxycthyh) 
methylpyridine, Wy 181-4°. > Hydrogenation ‘of, this over Pd 
in ag. McOH-HC! at room temp. gave 2. 
hydroxycthyl)-4-methylpyridine. (1): 2 
= hydroxrethyl)-4-methylpyridine (U1); = ext 
pune of the aq. solu. with KOH 
Mm. 65.6-7°; the org. layer gave 
om sie oe ‘which’ on. catalytic tt 
5 7 3:(2chloroethyi)-L-meti Py. 
ne ‘TKO FA aoe 3 hrs, in ‘scaled tube g 
heated” with Ac;O gave 04.39% acelale ‘es 
,ia gulf, 101. 108-3°S 
! mt. piperidine, and 22 mit. AcOH heated’ 5, hrs. at 82-6 
aul the prodact (La) boiled briefly with 2N HCH, chillee 
ow pnd treated: with -much | 15% .Na,CO;: gave- 2% ‘3-( 
7 a es Ese © Thedracy propyl paridines Mm m 
“. 1G.5-8"; this heated to 71 HH 2 hrs. gave a 


“compd. am which is citer 3 4-(2’,4 "-pyridina)-2-methyldi- : 
hydropyran-6-carboxylic. acid (itta),” or: 5,4-(4',3!-pyridino)-. 


_.< dikydropyran-2-acclic acid (IIb), decomp: 274--6°, whose El 
ool. ester (fram the acid and EtOH is the Presence, of HCD, be 
. + 130-1°, fee 1.1535, #4 1.5230, gave an ICH salt, m.375-7° 
oo In addn. to IiS thereaction yielded asmallamt. of CrelMn0.N, 
m. 172-84", purified’ by way of its Es ester, bes I nici 
Bauet Hyslrolysia of the. pyre. esters 


APPROVED FOR RELEASE: 


1 
: This (55.6 g.), 63 g. CCLCHO, 3.5. 


NB { OF V, bea 231-0 


08/22/2000 


» decomp, 189-99°, whichis 
Ula or b) of TL: HF the hydrolysis of Ua i 
‘at 40° and L hr. at reflux and the ¢ evapd. b 


(VJ, beg} : 
n nic; and. hydrochloric, acids; 
with ahloreplatinte se dit gave an oil which slowly ytelded a: 
soli 20-22 eT Cif 1 AcO ri piper 
| ; give. 71.2% aera 
iY yl) -N-acelythiperidine : (VI),™. tae 
L.LL17, 078-1. 4AS13.- Hydrogenation of 3 resect Ae: 
(Zearbetha yvinyl)pyridine-HCL: in--EtOH over Pt. gave: 
3-(2-aecloxyrihyl-t-(2-carbeth sox yethyl) piperidine - ye": Deg 


» SIS-4 99, ds 1.0583, nf. 1.4718, whose HCI! salt is'n glassy: 


niass.- With Ac,O it gave VI. = Vi refluxed 5 hrs. with 99.6% 
EtOH iv the’presence of little dry: HCl gave on dista 


; EtOAc while the residue, after drying in racuo at 80° gave a’. 


mixt.of products. which was taken up in Et,O, and <4 


. foe the residue, yielding 79% °N-Ac derio. of V, bes 
“202%, he 11170, #4F. 14982. <: Treatment of VIL with tel 


in CHC]; it the presence of powd. K:CO, gave 85.3% N-Bs- 
deriv.. of -YIT,* beg: 207=10°,- dig’ 1. 135, ni? 1.5100, which 
cases 5 hrs. with dry ELOW-HCI | in 2 stages gave agit 
fre 1.1486, #4? 1.5378. = 
Gs My Kosolai 
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EEE ENT Fe BES ile PR ME Be SE IC ETE Re Es FT TA IN asa Wat we OSS SENN NaS eT ig ETS tO Mee LS AEE be Ta 


tornied ‘by hydrolysis of Fe ag. ee: 
a o-2- {)pyridine (cf. prece bstr.). 
2 aE ET TT eee BIGHT ovet PICh at rane 


pied gi Abas OSS BEET 


wets 


Bie getter tg 
ree toutes 35 A 


{ watt with Kylth a 2% 2-iscucciva BIR -+ 
sitet hoe gquenuchedane, bas 110-70", wif 1 4809, de 1 133. 
ol mixt of 3 stereotsomers; all salts were oils. RKetluxing a 
\ hrs. with concd. HCI gave 89.2% 5-(2-kydr h meet 
dine: carboxylic acid-HC, amarphous powder; ~.€a ro 
with NaOH and evapn. gave the free acid, the same 4 


H,S. The free acid is a 
by decompe. of the Ag salt with : HC1 at 

a? The mit bee i wder. Treatment with alc. . 
TM ates and the oll very AYRTOSCOPE Pend how hace wave 10.2% Et 5-/2-hydrory 


be 
ra er en cc 
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SSE ae Bek Bite re ee Se 


RUBTSOV, M.V.; YAKHONTOV, L.N. 


Syathe -(( -ne 1)quimelidine- 
Synthesis of the ethyl ester of 5-(f) -methexyethy: e 
eauons ite acid-2. Zhur.ob.khim. 25 no 9: 1743-1747 & '3( MIRA 922) 


1.Vsesoyuznyy nauchno-issledovatel'skiy khimiko-farmatsevticheskiy 
institut imeni S.Ordzhonikidze. — 
(Quinuclidinecarboxylic acid) 


Aus ————— oot 
Sa a Bs ae a 
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— - Bele Research aeraTey | 
a tt -*1830-7(1955) x 
rt: Zhurs. a Rhim. fe anette tation (Dz with_ 2. ¢ trea ith : 
" KOH in 200 ast. dry Et ars. 7-3", does not i fre » and 
mall plerate ‘ambi, and fer be ae seus cll its if a Calle ‘a ae 
. G id was f Br deriv, 
Pod p-colliding.: Refluxing 4.2 ve aT | - ovmntued Afe ether (VI).o€ OT + the 
1 sO with 8.6, Pan 0 ml dey ey pyle 6 be eee Lt felt bn the Ast, ne 
ie! ate) i.) treated with 9.4 g. Bre Brin CHCh  eadly eave te tae ser bose 
bromide, ins hich docs not form ; 1255. 


Hiquot 8 raves Ore 


138-66", w' 
rio. 460% 


g- XK; nixed m 
nf ak ad be 182 
4 12 6.7% 
; See av 
ot HO Pd in Pah HCl as a5 
diplreecoas erie 
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ee 
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tae - get eet baie oF test & 

Lye bi per ute, an, Ce Sr ae F 
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+ Alorometh vig: dine tes tte 
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te 37. 


7 , Oati- : 
0.7 x. 2-fermylquinuciidine, 3 ml. dry pyridine. 


agda6 drops. piperidine with 6:8 g. CiixCOith + days 

\ gave after extn: with Et,0; 66% aE S-oninuclidinwmethyl- - 

\ememalonate, CullecOiN, be 142-3°, w9f 1.4821. Refluxed 
with concd. HCIO hrs. it gave 90% 84 2-quinuclidinyl acrylic 
acsd-H Cl, wm. 197-8°, whict hydrogenuted over Raney Ni 
gave fab creer gc le red ectd-HCI, decomp. 215- 
16%, also fomned from upon hydrufysis of the ester, bya 
142450°, obtained. by condensition of 2-bromuertyiqui- , 
nuclidine-LBe’ with NaCH(COEth.: Treatment: of the;. 
acid LCI salt with: SOCh, followed -by refluxing the crude 
acyl chloride with GIOH gave Es 8-4(2-quinuclidtuyl \propiv- 
node, tolated as the methiodide, m. 87 9", ia 37 yield 


of GoM Ne 


APPROVED FOR RELEASE: 08/22/2000 CIA-RDP86-00513R001445830001-5" 


"APPROVED FOR RELEASE: 


ed Bees etre cort x pases = 


08/22/2000 


CIA-RDP86-00513R001445830001-5 


AEZE OO oBE 
= A 


PIES 


‘USSR/Organic Chemistry ~ Synthetic Organic Chemistry, E-2 


Abst Journal: Referat Zhur - Khimiya, No 19, 1956, 61543 


Author: Rubtsov, Me Vs, Nikitskaya, Ye. S., Usovskaye, Vv. 5. 
Institution: None , ¢/ Pham + Cas Pe gk ete ae reer 


Title: Alkamino Esters of Some Heterocyclic Acids as Possible Hypotensive . 


Remedies 


Original 
Periodical: Zh. obshch. khimii, 1956, 26, No 1, 130-134 


There have been synthesized the diethylaminoethyl esters of dipico- 
linic (I), dipipecolinic (Ir), N-methyl dipipecolinic (III), 6- 
methylpicolinic (Iv), 6-methyl pipecolinic (Vv), 1,6-cimethyl 
pipecolinic (VI), and quinuclidine carbo#ylic-2 acid (VII). 
pharmacologica 
jodides of VI and VII have high ganglion-blocking activity. A | 

mixture of 32 dipicolinic acid (VIII) and 30 ml SOC1, is boiled , + 
Nati completely dissolved (G8 hours) heat the thus Pormed di-acid 
chloride (IX) with 30 mL diethylaminoet a 
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‘USSR/Organic Chemistry - Synthetic Organic Chemistry, B-2 
Abst Journal: Referat Zhur - Khimiya, No 19, 1956, 61543. 


Abstract: 110-115°; I is obtained with a yield 55.4%, BP 214-215°/0.5 mms 
dihydrochloride MP 190-1919. dimethyl iodide MP 200-2029, Analo- . 
gously fran 6-methyl picolinic acid (XI) is obtained IV (yield ae 
Tb, BP 128-1319/0.25 mms hydrochloride, MP 147-149°; methyl iodide, — 
MP 115-117°) and @@@r quinu@Bdine carboxylic-2 acid, there is ob- : 
tained VII; yield 73%, BP 160-164°/9 mm, diethyl iodide MP 222-2239. 
(erom acetone). 10.7 g of I are, hydrogenated in 165 ml of (2.5% 2 
solution of HCl in alcohol (0.63 g Pt02 ~20°, 40-60 cm of water . 
column, 9-10 hours); water is » the mixture is filtered,  — 
evaporated to dryness, treated with 50% solution of KpC03 and ex= - 
tracted with ether; II is obtained with a yield 86%, BP 8241840/0.2 
mms trihydrochloride MP 232-2339. Analogously is prepared V, yield. 
52.3%, BP 98-100°/0.2 mms dihydrochloride MP 220°. By boiling of 
IX with absolute alcohol is synthesized the diethyl ester of I 
(XII), yield 84.7%, BP 127-1289/0.2 nm MP 44-h6°. Analogously is 
prepared the ethyl ester of XI (XIII), yield 87.3%, BP 79-819/0.25 
mms hydrochloride MP 74-759. By hydrogenation of XII and XIII over 
Pt (from PtOo) under the above-described conditions are obtained | 
respectively the diethyl ester of dipipecolinic acid: (XIV), yield 
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Pipecolinic acid (XV), yiela 92%, BP 99-100°/13 mj hydrochloride 
MP 213-2159. Mixture of 4.27 g XIV, 1.32 g CH3J and 23 ml abso- | 
lute alcohol heated for 6 hours at ho-h50, evaporated in vacuum, 
residue extracted with dry CéH6, the insoluble hydroiodige of XIV 
is filtered off and from the benzene extract is recovered the di- | 

- ethyl ester of N-methyl dipipecolinic acid (XVI), yield 52.7%, BP — 
107 °/0.2 mm. Analogously is prepared the ethyl ester of 1,6-; 
dimethyl pipecolinic acid, -yleld 43.7%, BP 53-54°/0.2 mm; hydro- 
chloride MP 198-200°. I 7 ml of X are dissolved 0.01 g& Na, added’: 
with stirring 1.32 g XVI, heated 3 hours at 150° (distilling ore 


with 50% solution KoC03 and extracted with etc; III is thus ob- 
tained, yield 51.2%, BP 176~178°/0.2 mms methyl iodide and hydro- 
chloride are oily subs ' Analogously is synthesized VI 

yield 44.7%, BP 106-108 0.25 mms dimethyl iodide MP 201-2028, 
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USSR/Organic Chemistry - Synthetic Organic Chemistry, E-2 


Abst Journal 3 


Author: Rubtsov, Mav, , Mikhlina, Ye. Ye. 
Institution: None _ 
Title: Preparation and Properties of Ethyl-N- (quinuclidyl-2 )-urethane 
Original 
Periodical: Zh. obshch. khimii, 1956, 26, No 1, 135-138 
Abstract: Described is an attempt to synthesize 2-aminoquinuclidine from 
quinuclidine carboxylic acid-2_ (I) over its hydrozide (IL) accord- 
ing to Curtius. On interacti pBP I with iso-C5H)1-ON0 (III) in. 
alcoholic solution of HCl theré is obtained ethyl-(IV) and in the; :. 
solution of HCl in iso-C5H ,0H respectively the isoamyl (V)-N- 
(quinuclidyl-2 )-urethanes together with IV as a by-product were 
isolated ethyl-(VI) and with V the isoamyl (VII) ester of I. On 
saponification of IV by action of dilute HCl was obtained NH,CL: 
and amorphous polymer of dehydroquinuclidine (VIII). On heating — 
of IV with C¢HsCHoNHp (IX) to 100° evidently takes place 
Card 1/3 | 
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